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General: All the reactions were carried out in a flame or oven dried glassware with freshly

distilled dry solvents under anhydrous conditions unless otherwise indicated. Organic

solutions were concentrated under reduced pressure by rotary evaporation with a water bath

(temperature below 40 °C). Reactions were magnetically stirred and monitored by thin-layer

chromatography (TLC) carried out on 0.25 mm silica gel plates using UV light at 254 nm as a

visualizing agent and a KMnO4 solution as stain. Product purification by flash column

chromatography was accomplished using silica gel 60 (0.010–0.063 nm). Technical grade

solvents were used for chromatography and were distilled prior to use. Optical rotations were

measured in CHCl3 with a 1 cm cell (c given in g/100 mL). NMR spectra were recorded at

room temperature on 400 MHz. The residual solvent signals were taken as the reference (7.26

ppm for 1H NMR spectra and 77.0 ppm for 13C NMR spectra in CDCl3). Sometimes the TMS

signal at 0.0 ppm was used an internal standard for 1H NMR spectra. Chemical shift (δ) is

reported in ppm, coupling constants ( J) are given in Hz. The following abbreviations classify

the multiplicity: s = singlet, d = doublet, t = triplet, m = multiplet or unresolved, br = broad

signal. HR-MS (ESI) spectra were recorded on a Q-Tof mass spectrometer.

Synthesis of 3-inverted acetyl glucal ((2R,3S,4S)-2-(acetoxymethyl)-3,4-dihydro-2H-
pyran-3,4-diyl diacetate) from commercially available acetyl glucal ((2R,3S,4R)-2-
(acetoxymethyl)-3,4-dihydro-2H-pyran-3,4-diyl diacetate)
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Copies of 1H and 13C NMR spectrum
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